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and fill it three-fourths full with i : i ammonia water (11.50 per cent) and keep covered for four hours, or longer if convenient. Then allow this fluid to drain off, and wash the residue with the i : i ammonia until 10 c.c. of the washings on being acidulated in a 254 by 25.4 mm. tube with hydrochloric acid, brought just to a boil with granulated tin (Do not continue to boil. See Qualitative Mo Test, page 2), cooled to room temperature and treated with i or 2 c.c. of KCNS solution, give no reddish coloration due to molybdenum. Ignite and weigh as BaSO4 as in steels. Deduct a blank. It is always safer to fuse this BaS04 with sodium carbonate; dissolve the fusion in water; filter it; acidulate it with hydrochloric acid; and reprecipitate it with barium chloride as described under gravimetric sulphur in steels, page 275.
Even with all of the foregoing precautions, the author has found still 2 or 3 mgs. of Mo in the BaS04. To correct for the Mo, fuse the impure BaSO4 with 20 times its weight: of X;uOV, dissolve the melt in water; filter out the barium carbonate formed; wash 20 times with water; add a few drops of methyl orange to the filtrate and washings; then add i: i IICI until i or 2 drops of the acid turn the solution pink; then pass ILS until the small precipitate of molybdenum sulphide separates out well; wash the sulphide with ILS water until free of chlorides; ignite it at the faintest redness; weigh it; and deduct the weight from that of the impure BaS()4 and calculate the remainder, as usual, to sulphur.
MANOANKSK.
Proceed as in steels or ferro-vanadium, dissolving the powder in 1.20 nitric acid.
COPPKK.
Nitric acid solutions of molybdenum are precipitated but slightly, even after one hour's standing, by potassium ferri-cyanide. This reagent affords a rapid means of determining the amount of copper that may be present in the molybdenum. Dissolve i gram of sample in 30 c.c. 1.20 nitric acid. Add